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New carbamate derivs. e.g. 1 -benzyl -4 -piper idyl -N-benzhydryl carbamate 
are selective muscarinic M 3 receptor antagonists for treating, e.g. 
digestive disorders 
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Carbamate derivs. of formula (I) and their salts, hydrates and 
solvates are new: R = aryl opt. substd. by 1 - 5Q; Rl = cycloalkyl or 
aryl opt. substd. by 1 - 5 Q; R2 = H, OH, lower alkyl, lower alkoxy or 
aryl; R3 .= H or lower alkyl; A = a gp. of formula (a) - (c) ; X = O or 
S; Y = O, S, NR8 , CH2, or OCH2 ; Z = N (O) qR4 or N+R5R6.Q-; Z» = N(0)q or 
N+R6.Q-; Q- = an anion; R4 = H, lower alkyl, lower alkenyl, lower 
alkynyl or BR7 ; R5 = lower alkyl, lower alkenyl, lower alkynyl or BR7 ; 
R6 = lower alkyl, lower alkenyl or lower alkynyl; R7 = cycloalkyl, 
lower alkoxy (opt. substd. by OH), benzhydryl, opt. substd. aryl, 
heterocyclyl contg. 1 or 2 heteroatoms and opt. substd. and opt. 
benzo- fused; R8 = H or lower alkyl; or R3 + R8 = lower alkylene; B = a 
bond, lower alkylene, lower alkenylene or lower alkynylene; m, n = 1 - 
4 and m + n = 3 - 5; 1 = 1 - 3 and 1 + m = 3 - 5; q, p = 0 or 1; r, s, 
t = 0 - 3 and r+s+t=2or3;D= halo, lower alkyl or lower 
alkoxy. 

USE - (I) are muscarinic M3 receptor .antagonists useful for the 
treatment and prophylaxis of digestive tract disorders such as 
irritable bowel syndrome, spastic colon, and diverticulitis, 
respiratory disorders such as chronic obstructive pulmonary disease, 
chronic bronchitis, asthma, and rhinitis and urinary disorders, such as 
neurogenic bladder, spastic bladder, chronic cystitis and neurogenic 
pollakiuria. 

ADVANTAGE - (I) have high affinity and are selective towards M3 
receptors . 
Dwg. 0/0 
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it*m (if) *®Ytmmm*ximnm*®®&^ ± 

% 7 (N - T 'J - MLSCcO 



R x 

R 2 R 3 



( I e) 



A r 3 B i (XIX) 



\ X /—X 



I 

R 



( I i ) 



JsMvR. R' . R 2 . R 3 , p. X, Y. ASK XtfA' at* 

Ar ttffrELfcy y-^Sfcfcifc-rs. ) 

(I) •|'Ai07;^2at*5ft 

A« (Ie) £N-TU-;Wfc£iS£i±T. r 3 »t" 

$ >T**ffc£& ( I i ) ^Sfifife-c^So 

fk^»a (I e)-^-e©se:StEB:a©hi;T«;-;i/t"^ 

^> (XIX) i^DD^>, S>*nni*> % ? nn * 
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& 8 m& 

Tii. r 4 ^-b-r 7 ?*£tizmT*$>%#mwit'&%i}%mm 

So 



( I k) 

R, R' . R« , R 3 > R s > R 6 \ p. X, Y, A^S 




(I j) 



R * - 



(XX) 
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^<t&® (I j) BP^ v *5SWffc^tt^A3Rtrjte^T. ZXliZ' 
*UT5C>N<* § • Q" Xlis^N* -R-..Q- tt+zitit 

«***Mflrc*s. rc^tt (i j) ta, (I y 

a), (Va)SO'(VIa) (ffl L q = 0 ) tmiStiZitWt^ 
l\ ffc-frft (Ik) ttt, -jRSC (IVb) % (Vb) scf (VTb) 
*T*3ft*fc*tt£H5o.*fc, fb#tt (I j) #2ftT5 >© 
ft£p(I j) HEr;K:*fLT, ^< **>2**©T** 
(XX) ZRmZ^X, 4fcy>*r.*.Mfca& (Ik) £ 

*si£ti^ fk^tt (I j) t-eoscc^fiOT^^Mb^i (x 

X) i^^^fWAT; H\ ?an*;i,A % ^>-t'> N 2-7' 
7 1/ - K ffi«T**;H->u- hX(i{«y;u*;M ^ u - h 
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% i omm 




NH 2 



( I m) 



(i) v (ii)> (ii) O^T^T§5o 

( i > - h u * x- hc^-frfca, t * >tm^^^m 

(I k) (riM&#Xi?£T, / 9 J -A,**? J 

(ii) -M^fcf-^T* KfcS-frfcSU ft-f^r-htU T 
- h U (I i) tl^^UT $ h ij Ji^/ly $ > x t°»J ^ 
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vwznzo z<D?tTi \ i 'mtm<t*m&&T. -ku^ (i 

T N ^T>*X?A % ^ffcTV^x^A. St^T^^^^AH® 

(iii) - h U ;Nrfi»T 7; >£ N &|| 7 $ F% 

i/TymT>l*Jl,Ty*^^ Me A 1 (CI) NH 2 . NaN 
H 2 „ (CH 3 ) 2 NMgBr^<DUM&tfta£-£Z>ztlz£t)<& 

T-trh>. f h7tKo77>, h^x> % y^m*A7; K 
iSfkT^i-^A, p- h^x>x;i,^>imc7)ig^SEc:^L< 
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(In) 

fk-frtt (I j) S-g&rtrfSCidcfctK N-**S/K (In)*# 
1t£%a (I j) ZOMmA&Zit^tj&MMO&it 
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j£ t i^#0^#TSS $ -fr -5 c t {i «k ^ git ^ n -5 o 
tt**U M 3 SStMSftJKiLT, M 3 **fr*<H^r*a«© 
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a. flgft*0ns 

#E2 0 0 g^b 3 5 0 glgO Wistar SJifSfe? y h (B#S 
LC) ©*flS£5C. <>K*?J:CfpTIR*»aJU 5fggft©i o 0 
mM Effc-J- HJ 1 OmM *j>t> 2 0 m 

M HEPES^y77-(pH7. 5, JHTHEPES'<y77 

OOOxg, 4*CT1 O^Hjg»^|!l|*m\ tt 
J££HE P ES><? 7 r-C»S8$-fr % f?tf5 0, OOOxg, 4 
°CT1 0aiMS^£li£*T.?fc o :omHEPES^>;77 
-(cM3*T-8 Oicmtfco &ttffl*f:Mffl/TR|*£:fT 

Doods h$>-%fc (J. Pharmacol. Exp. Ther.. 242 . 257 ~262, 
1987. ) £&&LT*To/c 0 *fi£ftjM** [ a H] -t 4 U>-t? 
£> (Pirenzepine > &cfctf&ft{fc£$j£ 0. 5ml©HEPES 
^777-4'T'2 5 , C % 4 5^> + a'<-ht^ 5ml© 
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HEPES'<*7 T -*ln*T#7*7-r**- (Wha tman 
GF/B) T©5I»«U 5ml ©HEPE S'<y y 7 —X' 3 IS 
7 4 fr9-£&i»Liz 0 7 4 )U?-\zmmbtz [ 3 H] -t'lsyif 

ttli* Cheng and Prusoff (Biochem. Pharmacol. ,22, 3099, 1973) 

ka^t, k*c&£ [ j h] - fu>-e h*>©^^5 

0 9<»«i-r5««ifi:^«©wjr (icso) *Qxt&Lizmm%& 

(K i ) fc a 

CT4>KBaS2\ KtUT [ 3 H] 

ViS—A, A^y^^-j. (quinuciidinyj benzilate) £J8trvfcf$ 

««*fcl/T«T»»«*, flttft U # > K l/r [ 3 H] -N- 
tf-Jlxzitf? i y (N-methyl scopolamine ) /effete. ±=e 

b©A** U >M,S*#tg#K»tl3«©i«r&Wofco 

llw^-To «l^et>Bje>^J:-3c &mw<t&® (I) ti, M 3 
S#fttc#LTl 0-7521 o-« M©Ki«*WU M 2 KttL 
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1 





K i (nM) 


My 




Mi 


M 2 


M 3 


mmmno\ 


IS i& 








1 


8.8 


180 


8.5 


21 


65 


9.9 


160 


7.6 


21 


73 


4.8 


200 


6.4 


31 


76 


4.4 


89 


2.8 


32 


84 


1.0 


350 


6.0 


58 


118 





26 


2.0 


13 














150 


400 


95 


4.2 


it&VaB 




230 


15 


15 






460 


180 


2.6 




60 


170 


37 


4.6 


Atropine 


0. 62 


0. 98 


0.39 


2.5 



<t&®A : GB.2249093I££t©ft£^ ( I ) 
<t£VdB : WO 93/16048 iE$t©H2ifl| 1 VXtG®} 
<t£%}C : WO 93/16048 iEfcOHJfctfJ 1 6 OilS® 
ffrkttD : #§B¥2 - 7 6 8 5 1 mffiomifoM 1 <D<t£®) 
Atropine : Merck Index ( 1 1 Rg N 1 3 8M) 
«; y^frtsmm. (in vivo) 

a. *>i*y h^mwmztttzmk 

>Hf y (Arch. Exp. Path Pharmak, 195 , 

71-74. 1940 ) {zm^m^tzo ^- his y h (40 
0 ~700g) (1.5g/kg i.p.) CiOJffffltU 
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#5 5 > (2mg/kg i.v. ) *«J*Lfc. mifiR^fiUgo BasilettcD 
Bronchospasm Transducer &m\,^xm%Ltz 0 *9u\)y (5 U2 / 
kg i.v. ) *«W«ct(cJ:oT$Sni:ftitiR«*2MiBLfc 

a 8/kg75ggjKW g/kg* - y-OID..**^ L/c 0 

*WRffitte-^-7>S©^fe (J. Pharmacol. Methods. 21, 
231-241. 1989.) CttoTlfofc, ^-l>WIIit^^ r F 

(280 -600g) £*U?> (i. 5 g/kg i.p.) CJ;»)JB»U 
□ ft! J: 0 # »; u va^-^fcRttrtKff A l/THn»$££ 
t fc. * x - r - *c tt Sft t T£g:£fg* 

(*»4 0 0*1) mu Eh7^f a -t-cttA^OB 
ttrtE*E«Lfc 0 $)&tt»«glt*2;&M3®*fcfk *gME 

* k * ^ ff ttftflLh**M£ t fc. m^as^ffiroft jR^it 

ff±#*50»>WTr**ttfl:^tt(Offl«*ED. i i»t Lfc 0 
fcSOxybutynin (Merck Index 1 1 «, l l o 0 
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h (6iiiS) *+>V$y (0.8g/kg i.p.) 

Mt&mfezmwL, *®n&m%Lfco ttm.m®ftmm&miz 
&n : Rmmt&vsomzm 2 d^t- 0 ^f^rt^© 1 D 5 oit 

liT hn^ckO 4 0-7 Ofg, > & 0 2 - 4 £H£l^ 

h (6 7!jM7iI8S) \zWkit^m (2ml/kg) 
flTF£4U 2 0#&CD®?UDEg£0.5mm »*T^3Tfb (0 - 
6 .£) U/Co T ho t'>10mg/kg %mLtzV$<Dffi?l<Dm'&$:mXB. 
m (6 .£) tU -n*100XtbT*J6^ffliSEKffitt^^ED 5 ctt 
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. K» 6 

CO 

•fe *t> DO 1 


| O CO | 

cm r- I 


0. 027 
1.4 


+» ^ 

& > CM 
>J ° • 1 £2 

i^S oo I °° CO CO IO O CO 

° * ©©©do 


0.0084 
0. 18 


+* > 

v JQ 

— LU DO 1 


0.70 
0.46 
0. 52 
0.67 
0.12 
0. 50 
0. 088 


0. 066 
0. 60 


- - s § i § 

■ate ■ ■ DO | . I 1 ( "-- J 

<=> I © © © | ci 


0. 00080 


A£ « CO CO o CO — . 
I > N OO CD ^ 

/if £i — — 

/ w 

/ ^ I 


Atropine 
Oxybutynin 
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K»)-Xb©M (J. Pharmacol. Exp. Ther., 242 , 
257-262, 1987.) Clotlrof:, ^ ^ x^-^tttt y y h (12- 
16i§&) ^Vh^b^-^M^A (50mg/kg i.p.) (1^0 

A LTSuI£»E« LfcgU IBS J: D Xr > U Xg§£}f A tT W 
tt^K»Lfco AH¥!RT (lOcc/kg T^50@) , Hfl§&£37.5 

26.1 5£lilJplIU*:^ 7f;o-^ (10mg/kg ) Z&$LtZo W 

8 4^©ffc£ttte4.0 -4.9 mg/kg&^K&^Tk&MC^Sft 
m&%z>tl*ifr^iz 0 — ^TStJHfk^ttT*«T bo b*>(i0.032 mg 
/kg . ^*->rf-->(*1.9 mg/kg ©DR.oii^^t^o 
±EAX^7 'J >M 3 feffifftBRR (in vivo ) ©&H> *S&BJHfc 

T-fcofc 0 ftr>T*%*Mt£t%3 ( I ) (iA^^7 U >M 3 
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>Sv ^^^ 9)19, M?*y % <<9?^ 

tTas»*$n.**<, afffipa^o»^jKAi nmiz*> o. o 

5-1 OOmgSKT**). cn*-0-e v **V>tt2-4@l^ 
Aimmtit)* 0. 0 0 lmgJliIl OmgOHlTi BKIUT!? 

*fcli**i£t-fc©JSttttKa<, ^/j:< HOtoo^^tm 

* a © ck 9 ti MftM^mmm 
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sfl*u arb«, aft*t $^fb^i 5* 
f£— (i) i3$n§{t^ *©tt* *©&& 
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mmm 1 

*K3 5. 8gO^f^A7;K5 0mliMTU 1 

^^i/^^iU O0ml*T«E»»Lfc. C 

MUx> 5 0 0ml £&0*.; 2 0 0ml 

**-4-t^U5V-* 25. lg*jD*. MJDMaELfc. 
1 4NMM* v fiJS«£*E**Lfc»* m^nn^5 o 0 

^7A^D7^77^- (?oo^V^ ^y-;U= 97/ 

3) TfM-rsztujttK 1 -^>^i/-4-e^>j^ n- 

©1. 5 0g$i^-^^f Bt5:t(:j .^ j.^y 
^-4-f^U^;U N-OXtF'JW;^V-F 1. 2 7 

1 5 7 - 1 5 8°C (E t OH) 
7C^#*fffit (C 2 eH 28 N 2 0 2 ttT) 

C (96) H (*>) N (*D 
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mm®. 77.97 7.05 6.99 

mmm 78.02 7.07 6.96 
m 1 3 v><t%®zmz 0 

ill* 2 4 4 - 2 4 5'C (EtOH-Et, 0) 
jc*^tlftt (CtiH 2 5N 2 Oi C 1 tLT) 

C (96) H (K) N (*>) C 1 (%) 
SlUfi 67.64 6.76 7.51 9.51 

mmm 67.59 6.79 7.54 9.54 
mmm 3 

3 - + ? ? 'J ;U N- (a- i/? n^^^/;u^> # ;L , 
-A 

»* 2 3 4 - 2 3 6'C (EtOH-Bt, 0) 
7E^##Ht (C2iHj,N t 0 2 CI • 0. 2 5 H 2 0 t tT) 
C (%) H (%) N (K) CI (%) 
SUM 6 5.7 8 8.2 8 7.3 1 9.2 5 
65.81 8.18 7.28 9.13 
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h • 0. 5 ?-?A/W2L 

Mmt&f®) : 1 -KyiSJl,- 3 - t°^'J y 

1 5 3 - 1 5 5°C (EtOH-Et, 0) 

7C^##fffi (C2BH30N2O4 fcbT) 

C (96) H (96) N (96) 
gUM 7 3.3 4 6.5 9 6.1 1 
^Utt 7 3.4 0 6.65 6.08 

xmm 5 

i-^>^-4-e^»j^ N-(i, 1 -i;7x^xf 

Bfc.^ 2 11-21 3°C (Et OH) 

Ttmftffim (C 27 H3iN 2 0 2 C 1 • 0. 1 H 2 OtLX) 

C (96) H (96) N (96) CI (96) 

3Mftt 7 1.6 2 6.9 5 6.1 9 7.8 3 

7 1.4 4 6.9 8 6.0 9 8.0 8 

1 4 - f-^'j N- (a-i/?n<*0^;K> 

I^^H t-^^l : a - 1/ ? o ^ > f- 7 x — 

1 6 0 - 1 6 2°C (EtOH-CH 3 CN) 
TC^flfUKCtgHjiN* 0 6 tLT) 

C (96) H (96) N (96) 
SUM 68.48 7.13 5.51 
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mmm 6 8.4 4 7.14 5.53 
mmmi 

Bfc£ 1 6 1 - 1 6 2°C (E t OH) 
Tt^ftftm (CmH^Nj 0 2 t l/T) 

C (*>) H (%) N (%) 
SHIil 76.8 1 8.43 6.89 
n®% 76.57 8.44 6.87 
§S5fljfll8 

1 -Oi^l- 4 - f^'J N- h *)3-At>JW</~ h . 7 

115-116'C (MeOH-CH, CN) 
7c%ftffi1fc (C 3 6H 3 6N 2 Os -0. 2 5H 2 0tbT) 
C (96) H (K) N (*>) 
mWiW 72.40 6.16 4.69 
72.54 6.10 4.70 

1 -Ky*Jfr- 4 - b'^'j N- (2, 2-^7x-;Hf 

1 0 4 - 1 0 5 °C (E t OH-h e x a n e) 
7U^£#H! (C 27 H 3 oN 2 0 2 - 0. 5 H 2 OirLT) 
C (96) H (96) N (%) 
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mmm 7 6. 57 7 . 3 8 6. 6 1 

7 6.5 9 7.4 7 6.6 7 
h • 0. 5 Z?-?)im.l* 

wmt&fy : 1 -^yjji-z - *) 1 9 j —ji> 

M* 1 5 4 - 1 5 6 *C (E t OH) 
Tt^frVrii. (C 29 H 32 N 2 0 4 - 0. AHiOtbX) 
C (%) H (%) N (%) 

SlUt, 7 2.6 0 6. 8 9 5.8 4 
mmm 72.64 6.84 5.83 

nmrni i 

H^ffc-^ : 1 4 - t'^U ify / ? j -ji 

fib* 8 2 - 8 3°C (Et 2 0-hexane) 
Ttmfrtirm (C 27 H 3 oN 2 0 2 tbX) 

C {%) H (%) N (%) 
SHit 78.23 7.29 6.76 
MUM. 78.34 7.38 6.76 
Hi&ftl 1 2 

- h 

ft£ 9 6 - 9 8 °C (Et 2 0-hexane) 
7C^##ffit (C 25 H 26 N 2 0 2 t LT) 
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C (%) H (%) N (%) 

mm® 77.69 6.78 7.25 

7 7.6 9 6.7 5 7.1 8 

mmmi 3 

Eittffc'&tt : 4 - T $ 7 - 1 - <"< y >J)\, 1; *J y 
JK.£ 1 8 6 - 1 8 8 °C (CH 2 C 1 , - i -Pr 2 0) 
jtmfttfrm (C 26 H 3 oN 3 OC 1 t LT) 

^ C (%) H (%) N (%) CI (H) 
SUM 7 1.6 3 6.9 4 9.6 4 8.1 3 
7 1 . 3 5 6. 9 4 9.6 2 7. 8 9 

mmm 1 4 

l -^y^)i- 4 - hr^i; N-oxt KU^a;^/- 
h2. 0 0 gCD^onx^y 2 Oml^C, IgJti -?o 
nx^;u ^dd^M-M. OOml^iTU 3 BmDDif&t 

16* 1 3 2 - 1 3 3 °C (CH 3 CN-Et 2 0) 
7E^£#r(i (C I9 H 2 ,N 2 0 2 C 1 • 1 . 2H 2 0irtT) 

C (*>) H (K) N (96) C 1 (*0 
mm® 6 1.9 3 6.9 5 7.6 0 9.6 2 
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62.01 6.67 7.70 9.85 

nmm 15 

5 1 gOT-t h-hjj;b3 Om lStti:, 

>WJ/7**Wd* Kl. OOg, fttf*ta£»*'J*A 
1. S0g%mz.tz^ 4. 5^nADMftLA: 0 . &B* 

'j^^iiu aa£«Ea»ufcsu mfe&is*)ij>fjix7^ 

?ur? 4- {Juut.hu/ i ? 9 8/2) 

H^B H B-r^^ tllJ:*K 1- (3, 4-^l/>i?t+i/7i*f 
-4-f^>;i?;b N-^>XhKU*My-ho. 3 8 

!l£ 1 3 2 - 1 3 3'C (CH3CN-E 1 2 0) 
TL^^fft (C28H30N2O4 t LT) 

C (96) H (96) N (96) 

mm®. 73.34 6.59 6.11 

M&ffi. 73.4 0 6.61 6.09 

sit* nmmi s tmmzLT. z, 4- /rvy^yt-j-y? ^ 

HJS0IJ1 6 

1- (3-7;l/tn^>i?;i.) - 4 - f<*< 'J ^ ;t/ N-^>Xt 

ML& 115-11 7°C (CH 3 CN) 
Tc^tfrM (C 26 H 27 N 2 0 2 F t LT) 
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C (96) H (96) N (96) F (96) 
74.62 6.50 6.69 4.54 
it 74. 6 6 6.6 4 6.7 7 4.4 5 
17 

1 - (2-^dd<>^) - 4 - t'^y N-^>Xt K 

SEWfk^tt : 2 - 9 n o >J K 

16.6 1 1 8 - 1 1 9°C (CHjCN) 
TC^flfffi (C 26 H27N 2 0 2 C 1 arbT) 

^ C (96) H (96) N (96) CI (96) 
SUffl 71.80 6.26 6.44 8.15 
SUfcft 71.70 6.29 6.52 8.15 
HJfiflJ 18 

1- (3-?dd^>^) -4-h e ^<U^;U N-'OXtF 

fi£Kfc:£&l : 3 - ? d d'O-Wd * K 
1K.& 2 0 3 - 2 0 4 °C (CH 9 CN) 
7E^##rfit (CjsHjsNsOsC 1 tbX) 

C (96) H (96) N (96) CI (96) 
6 4.06 5.57 5.34 6.7 5 
fg&tt 6 3.8 0 5.5 2 5.3 6 6.8 6 

mmm 19 

1- (4 -?w<y:j)i) - 4-f^Ui?;U N-OXt K 

'J )\rf})l'<t— h 

Hi* 1 3 9 - 1 4 o°c (CH 3 CN) 
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7tJI##HS (C2«H 2 7N 2 02C 1 tbX) 

C (96) H (96) N (96) CI (96) 

mmm 7 l . 8 0 6.26 6.44 8.15 

Mfctt 7 1.7 8 6.2 2 6.4 8 8. 2 8 
H2t0l 2 0 

l-(3, 4-i?^DD^>^) N-a:> 

1 4 4°C (CH 3 CN) 
TC^^rii (CisH 2 ,N 2 0 2 C 1 2 tLT) 

C (96) H (96) N (96) C I (96) 
iii 66.53 5.58 5.97 15.11 

mmm 66.57 5. 53 5.98 15.15 
nmm2 1 

ISftffc'&tt : 4 - h »j 7 )l* u } y yjifu 1 K 
IS.* 1 0 6 - 1 0 7 °C (CH 3 CN) 
TtMfttirm (C27H 2 7N 2 '0,Fj tLX) 

C (%) H (96) N (96) F (96) 

Stttt 69.22 5.81 5.98 12.16 
^ifcfit 69.09 5.78 5.97 12.19 

nmm 22 

1- (3-h'j7;lto/f ;Ua: > _ 4 _ ^ }) :J ){/ N 
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■ 9 3°C (CH, CN- i -P r 2 O) 

TtmftftW (Cj-THjTNtOiFa tLT> 

C (*>) H (*0 N (96) F (96) 

Siftti 6 9.2 2 5.8 1 5.9 8 1 2.1 6 
URg 69.26 5.8 6 6.02 12.09 

mmm 2 3 

1 - c 2 - / - 4 - e-^u N-^.xt k 

HL& 1.3 3 - 1 3 4*C (CH 3 CN) 

7C*^«ftt (C»7H» 0 NiOt fcLT) 

C (%) H (96) N (96) 
lit 78.23 7.29 6.76 
HfH6 78.33 7.33 6.74 

mmmz4 

1 - ( 3 - jtf-JKyitfr) - 4 - tr^»; N-OXt F 

Sfe* 92-93 °C (AcOEt-hexane) 
Tc^flrtt (Ct7H,.NiO s tbX) 

C (96) H (96) N (96) 
" Sttfft 78.23 7.29 6.7 6 
Hlfcfit 78.27 7.31 6.75 

mmm 25 

1 - ( 4 - y - 4 - f^U N-OXt K 
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».£ 1 5 5 - 1 5 6°C (CH 3 CN) 
- TtMftlftm (C 2 7H 3 oN20 2 t LT) 

C (96) H {%) N (%) 

mmm 78.23 7.29 6.76 

nWife 7 8.25 7.36 6.78 

mmm 2 6 

K.& 9 6 - 9 7°C (AcOEt-hexane) 
te^##HS (C27H 3 oN 2 0 3 ttT) 

C (*0 H (%) N (%) 
SUM 75.32 7.02 6.51 
Mfft 75.22 7.12 6.5 1 
2 7 

H£Kt£®l : 4 - i Y + >i;;^D)j K 
IL£ 1 4 5 - 1 4 6 °C (CH 3 CN) 
ji^fi-Vim (C27H 3 oN 2 0 3 h LT) 

C (*>) H (») N (%) 
lift 75.32 7.02 6.51 
75.30 7.04 6.56 

mmwz 8 
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13 4°C (CHaCN) 
7C*£flftt (Ct7H, 0 N«O, fcLT) 

C (») H (9*5 N (*>) 
SUfil 78.23 7.29 6.76 

mmm 78.34 7.38 6.75 
mmm 2 9 

1 3 4 - 1 3 5 °C (CHaCN-CHC 1 ,) 
7C^5HJHS (C 20 H 24 N 2 O 2 > LT) 

C (*>) H (*0 N {%) 

mmm 74.05 7.46 8.63 

73.83 7.44 8.55 

nmm 3 0 

h 

14* 9 8 - 1 0 0 °C (CH 3 CN) 

7C^##Hi (C 22 H 28 N 2 0 2 tbX) 

C (%) H (96) N (%) 

74.97 8.01 7.95 

75.07 8.06 7.93 

mmm 3 1 
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- h 

1 0 8 - 1 0 9 °C (CH 3 GN) 
jt%&tir'i& (C 23 H 30 N 2 O 2 t LT) 

C (96) H (96) N (96) 
SSftfl 75.38 8.25 7.64 
££f! 75.05 8.29 7.62 

iii3'2 

h * 

J££Kl:£$) : n - 7 $ - i? K 
16.6 8 1 V (CHa'C'N) 
7E^t#ffii& (C 2 «H 32 N 2 0 2 tLT) 

C (K) H (*>) N (96) 

mmm 75.75 8.48 7.36 

nmW 7 5.6 3 8.5 5 7.3 2 

Wtt< t&%S : > 9 d is Jl J f- )l y o ^ K 
It* 1 2 0°C (CH 3 CN) 
TU^tffli (C 26 H 3 4N 2 0 2 tbX) 

C (96) H (.96) N (%) 
SUffi 7 6.8 1 8.4 3 6. 8 9 

mmm 7 6.8 8 8.45 6.85 
mmm 34 
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1 - [2- (2 - t Ko + i/x K + i/) x^;u] - 4 _ t "< ij V 

ife£ 1 4 9 - 1 5 1°C (CH 3 CN) 
TC^f/fffi (C 2 5H 3 2N 2 0 6 - 0. 5 H 2 OLT) 
C (H) H (96) N (96) 
Sl^ffi 6 4.5 0 7.1 4 6.0 2 
Sfttt 6 4.1 9 6.7 9 5.8 3 
fSiftfcl 3 5 

1 8 2°C (E tiO-CHC 1 3 ) 
Tt^fttirW (C 30 H 3 2N2O 6 «0. 2 5H 2 Otlt) 
C (96) H (96) N (96) 

mmm 6 9. 1 5 6.29 5.38 
mmm 69.15 6.20 5.38 

HJI^3 6 

*.£ 1 4 5°C (i - Pr OH) 

7C^##ffi! (C22H24N2O2 -0. 2 H2O t LT) 

C (96) H (96) N (96) 

75.06 6.99 7.96 

mmm 75.28 6.92 7.93 

5 8 
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mmm 37 

H£Kfc;-£^ : 2 - (^DD^f^) h* 'J > . ii^ffe 
it* l2l-l22°C (CH 3 CN) 
7U^##rM (Ci5H 2 7N.Ot £LT) 

k C (96) H (*>) N (%) 

mmm 74.79 6.78 10.47 
mmm 74. 97 e. s 0 10.45 

^iSM 3 8 « 

1 - (3-t'M>>;M^) - 4-t^»J^^ N-OXt K 

H£ 1 4 0 - 1 4 PC (CH 9 CN) 
7t%frtiTl£. (C 25 H 2 7N 3 0 2 tbX) 

C (%) H (%) N (%) 

7 4.7 9 6. 7 8 1 0.4 7 
mmm 7 4.9 0 6.8 2 1 0.4 5 
fUffifltl 3 g 

1- (4 -ti'J^y^lO -4-t'^>Ji?7b N-OXtK 

If ^fk-^^l : 4- (?nny^/i,) h° >j > ig^Jg 
Hi* 1 6 2 - 1 6 3°C (CH 3 CN) 
TtMftVrm (CtsHtnNsOt tLT) 

C (%) H (%) N (H) 

SUM 7 4.7 9 6.7 8 1 0 4 7 
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£«fcfit 74.75 6.84 10.34 
fgffiffl 4 0 

y k 

It* 246-247 e C (E t OH) 

5c*£3rtt (C27.Ht.N4Oa tLT) 

C (96) H (%) N (56) 

Sim .73.61 6.41 12.72 
^Rft 7 3. 4 6 6.3 6 1 2.7 3 

1- (2--hD^>^^) - 4 -h^'J N-^>Xt F 

JfCftft^ : 2 h a <y ^;u 7 - n * K 
1K.& 113-114t' (AcOEt-hexane) 
7U^##H! (C 2 sH 27 N 3 04 <t LT) 

C (90 H (96> N (96.) 
SUM 70.10 6.11 9.43 
70.16 6.18 9.49 

mmm 4 2 

1- (4 hwOiSJl) -4-f^'J^;U N-^>Xt K 

Sft.& 1 2 5 - 1 2 6 °C (E t OH) 

TtmftVrW (C26H 27 N 3 0« tLX) 
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C (JO H (%) N (%) 
* 7 0 . 1 0 6.1 1 9.4 3 
I* 7 0 . 2 6 6.2 3 9.4 9 

3 

MWfb-^tt : 2 - ( ? n n J f-ji) j t; y . ggg. 

*& H8-120t(CH, CN-Et j0 -hexane) 
7E*£flftt (CiiH„N a O* -0. 5H 2 0tLT) 
* C (90 H (*>) N (K) 
7 5.6 3 6.5 7 9.1 2 
^ 7 5. 8 9 6 . 6 2 9 . 1 3 
4 



1- ( 1 -i-7?)m-fr) - 4 - t°s<i) ifji N-Kyxt F 

Wmt£® : 1 - (^nn^^) i-7$isy 
*.£ 1 4 9 - 1 5 0°C (CH.CN) 
tc^I/tM (C 3 oH 90 N 2 0 2 tLT) 

C <*> H (%) n (*) 
SllfiS 7 9.9 7 6.7 1 6.2 2 

nmm 79.99 6.78 6.21 

m&M 4 5 

1 - (2 -1-71-)I*?JI) - 4 - t'^ij N-OXt K 
ifr.S l 6 4 - 1 6 5 C C (MeOH-CH.CN). 
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TE^HJHt (C34H34N2CU £LT) 

C (%) H {%) N (9<0 

Stttt 72.07 6.05 4.94 
H&H 72.00 6.03 4.92 
HJfe#J4 6 

1- (3--hn^>^) - 4-f^U^;U N-OXhH' 

16* 1 5 0°C (CH 9 CN - i - P r 2 0) 

TC^flff (C 26 H 28 N,04C 1 £LX) 

C (%) H {%) N (*>) C 1 (%) 
SUfit 64.79 5.86 8.72 7.36 
HiHit 64.7 8 5.89 8.75 7.25 

mmm a i 

it* 18 4 - 1 8 6 °C (CH 3 CN) 

5c*^«ftt (CtTH«iN l OtC 1 • 0! 2H 2 0tLT) 

C (*0 H {%) N (%) CI (%) 

69.65 6.15 9.03 7.61 

fit 69. 68 6.08 9. 05 7.38 
8 

1- (2-f7^-;Mf^) - 4-f^>J^;U N-^>Xh 
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life* 10 5-1 1 2°C (CH 3 CN) 
7c^^-|/fH (C 24H27N4O2C 1 -H 2 0tLT) 

C (%) H (%) N (%) c ] (%) 
63.08 6.40 12.26 7.76 

nrnm 6 2.8 7 6. 30 12.31 7.98 
nmm 49- 

1- (4 - b:7x^>J;M^;lO - 4 - b^ »; N-OX 
b K U n,s< y - h . y ^ r^j* 

Hmt^: 4- (^oDjff^) b"7x-;l/ 

16* 2 0 3 - 2 0 4 °C (CH3CN) 

TtmftVrm (C 3 4H 34 N 2 O e £LT) 

C (%) H (*) N (*>) 

g^H 7 2. 07 6.05 4.94 

7 1.9 5 5.9 6 4.8 8 

mmm 5 0 

l-(3, \->J im^yjfr) -4-b^U^ N-^> 
Xb K'J;l#;t,/N*y- h • i/^gfcig 

M.ft 1 7 8 - 1 8 0 °C (CH 3 CN-Et 2 0) 
TtmfrVfm (C 3 oH 3 «N 2 O s i:LT) 

C (90 H (%) N (%) 

mmm 6 9.4 8 6 . 6 1 5.40 
mmm 69.49 6.53 5. 35 
mmm 51 

l-(2, 3 -^y^;K>^;u) - 4 - b'^Oj >?;u N-^C> 
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!fe.& 1 2 5 - 1 2 8 °C (CHaCN-Et 8 0) 
7C*^«ftt (CioH, 4 N,0, tlT) 

C (%) H (%) N (90 
Sttfl 69.48 6.61 5.40 

mmm 69.22 6 . 6 1 5.30 

1M.$ 1 9 7 - 1 9 9 °C (CHsCN-THF) 
5r;^#tfHI (C28H 29 N 2 0 6 B r t LT) 

C (*>) H (96) N (%) B r (%) 
SUffi 59.06 5.13 4.92 14.03 
£*tt 5 9.1 7 5.2 2 4.7 8 1 3.6 6 
H5I#J5 3 

8 0g. 2-7;l/7^fhK0. 22g©l, 2-^^ooji^> 

ft**** h »; *a i . 5 4 g&'pmjr^mx., i£i:t 4 isisit 

(^D-t4A/^y-jl= 1 00/1) Tfjtlg-rSdtClcfc^ 
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N 0. 7 9 g^ifelftHTi/:, 

-h0. 4 0g^^-;Hflmli;ggu 77;Ho. 11 
g£inx., BET***. T-fehiM^-x-f^iOSIMlU 

M£ 1 9 5 - 1 9 6 °C (CH 3 CN-E t,0) 

TtmftVin ("C«,H„Ni07 tLX) 

* C (%) H (%) N (*>) 
Slftlt & 6 . 3 9 5.97 5.53 
90km 6 6.2 4 6.0 3 5.5 0 

BTs nmms z tmmiz lt 2 -7 jit jiTt ko^oce* 

5 4 

it* 1 8 5 - 1 8 6°C (MeOH-CHsCN) 
TC^flfffl (C 2 8H 30 N 2 O7 tbXj 

C (*>) H (*>) N (%) 
- - 6 6, 3 9 5.9 7 5.5 3 

£Rtt 6 6.4 1 5.9 7 5.6 3 

nmm 5 5 

l-(3. 4 -^l/>^t+M>^) - 4 - h*^>J 
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1 1 9 - 1 2 0°C (CHsCN) 
7c^£#Hif (C 2 7H 28 N 2 04 tbX) 

C (96) H (96) N (%) 
SUM 7 2.95 6.3 5 6.30 
7 2.6 5 6.5 1 6.2 5 

nt&m 5 6 

1%n<t£® : 4-^^f;l/7;M>X7;l/ftF 
1H.& 162-1 6 7°C (EtOH-Et 2 0) 
7E^##fi£ (C 2 8H 35 N 3 0 2 C 1 3 • 0. 7 5H 2 0tLT) 
C (96) H (96) N (96) . CI (96) 
SUfil 63.45 6.94 7.93 13.38 
63.43 6.8 2 7.99 13.1 9 

1 - (4 - b Ko^^O^U) - 4 - f^'J N-OX 

mmtG® : 4 - t KD + i/<>X7*ft'K 
».£ 1 5 6 - l 5 7°C (MeOH-CH 3 CN) 
7C*£flrtt (C J0 H 92 N 2 O7 tLX) 

C (96) H (96) N (96) 
SlUi 67.66 6.06 5.26 
n%ii& 67.38 6.06 5.25 

mmm 5 8 
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1- (4-i^^>^) -4-t'^)^JU N-^>Xt 
K'J >lijJW<j- h • 7 7;l/iig 

1 0 8 - 1 0 9 e C (MeOH-CH.CN.) 
7U^##Ht (C 32 H 3 6N 2 07 £ Lt) 

C (96) H (96) n (96) 
Stttt 67.87 6.61 5.11 
6 8. 1 2 6.4 1 5.0 0 

HJI0»J5 9 

KWfl:^: 4- (yf^ft) ^>X7;l/fhK 
2 1 8 - 2 2 0'C (EtOH-Et,0) 
TL^ftVrte (C 8 ,H 94 N20 6 StLX) 

C (96) H (96) N (96) S (96) 
SUM 6 6.17 6.0 9. 4 . 9 8 5.7 0 
n®W 6 5.7 8 5.8 7 5.0 1 5.6 9 

nmm 6 o 

1- [4- - 4 - t'^ »J ^;t, 

JRWffc^ttl : 4 - (y ^7l/X^7-f — ;U) ^>X7;[/Th K 
M£ l 7 5- l 7 6°C (E t OH-CH.CN) 
Tt^H/HS (C J1H34N2O7S t LT) 

C (96) H (96) N (96) S (96) 
64.3 4 5.92 4.84 5.54 
n®W 6 4.2 3 5. 9 7 4.8 0 5.7 0 
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•1- [4- (^f-;ux;l/^-;U) -4-f<'J^;u 

mitmmtt : 

ft£ 1 8 1-1 8 2°C (EtOH-CHaCN) 
Tzmfrtirm (Cs.^NjOsS • 0. 7BH»0t.bX) 

C (96) H (*>) N (*0 S (<X>) 

mmm 61.22 5.88 4.61 5.27 

61.25 5.64 4.44 5.29 

HJfitfJ 6 2 

0 0 gRV Y «Ji^;UT $ > 0. 2 9 g©x*y-;n 5 m 1 $ft 
i:2-ft7x>*;M^ft K0. 3 6 g^Jn*., Ijgi:ti^ 

-WfcJl^L^o Sl6jft**Eai»L/!:^ ^(I7K5 0ml £fiD*. 

n*;t,A/^y-;u = 19/1) Tft«-*C tCJ:^ 1 - 
( 2 --r-;u) - 4-h'^'j^;u N-OXtK'J;i/*;My- 

1- (2-7--JI) - 4-f^>J^;l/ N-^>XtK'J;^^ 

iE^aa't 2>Z biz£ 0> 1- ( 2 - -r— ;U) - 4 - «j ;u 
N-OXh KU ;U#;l^</- h • . 2 9 g£&fe& 
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1 9 0 -1 9 rc (CHC i , ) 

Tt^fttirm (C 28 H 30 N 2 O s S • 0. 2 5H 2 0itT) 

C (%) H (96) N (%) S (<*) 

SUM 6 3. 8 0 5. 8 3 5.3 1 6.0 8 

nmm 63.53 5.65 5.17 6 . 0 « 
mmm 6 3 

l) (6 0%) *t;u^>«i«t s ^*-*>Tft 

frU i ^^>^ , ^-;^y^;l,x-^;U3 0ml^t|{l^ N 
7\ x*;l* ^xf^Xt^7tf-h4. 9 3gCDx^b>^ 
Ax-f**«2 0ml *rFLfc 0 1 0# 

H«*Lfcf*, l-^^- 4 -tx,jK>3. 7 9g0xfb 
>*r ij 3-A^fix-fA*» 15 ml ^TU: 0 

M*^ifffi (m/z) : (EI) 2 5 9 (MO 

(CDG 1 , . TMSn»I*)' 
5:1. 2 6 (3H, t. J = 7. 2Hz) , 
2, 2 0 - 2. 6 5 ( 6 H, m) , 

2. 9 8 (2H, t, J=5. 9Hz) , 

3. 5 2 (2H. s) , 

4. 1 4 (2H, q, J= 7. 2 Hz) , 

5. 6 3 ( 1 H. s) , 
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7. 3 0 - 7. 5 0 ( 5 H, m) 
2) JLi-Jl ( 1 - KyifJl- 4 - tT^ij ^>jx» T-fer-- h 5 
. 14g^i^;-;H(IOml.i:giU 10^7.;oa-^ 
* 0 . 5 0 g #ftT, E©7K3t#ffi^T 2 0 ftfmW Ltz 0 

Mm*MR.m&u mmz®E%£i. nzntzmmz. 2o% 7 jc 

Wtitti l>7A7k&fl!2 OmK x^y-;i,4 o m 1 £ti!];L> 1^1: 

©fiS!^3. 5 2g^: a CftlCOXb K 'J /1/T * > 2 . 38 
g. ^^f;^;^7; F5 0ml*jp^ *?frT5> 7 x 
BtTi?K4. 5 7g0^7^U*;UAT$ K8£5mK h'Jxf 
*TS>1. 6 8g0i?^^i7.; K*«5ml$ii:rF 

£j£&£*7jcKa§\ ftfitx (l : i) cD^flTe 

(?dd*w^;-a=5 0/1) T»8t«cti:J:0, 
N-'OXk F'J^- 2 - C 1 -^>i?;u_ 4 - t'^'j y-tr 
NTS K 2 . 84 g£&fc 0 -9 £ 5 0 0 m g ^ftixf;|/-/\ 
^^bH^tSCiCj;^ N-OXbKU^-2- (1 
-^>^;b-4-f-<'j^;t,) K2 5 0 mg£fc&,lfft 

3.& 1 24-1 2 5"C (AcOEt-hexan e) 
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TnmfrVrm (C 2 7H 30 N 2 0<tLT) 

C (96) H (%) N (%) 

mmW 81.37 7.59 7.03 

8 1.2 1 7.6 9 6.9 8 

nt&ffl 6 4 

OXt K';;^7f-^i/T^-h5. 0 0gM4-7;7- 
1 -iy*JA,W)*jyt. 2 0 g©^^o D jL^>5 OmlgjS 

9/1) tllU ^^(l^x^^x-x^-^-ij-^^^^H 
-fZZtlz^t) l -<>Xt K»J^-3- (l -^>s^-4- 

7. o 9 g ^nfe^BB t LTUfco 

Hi* 1 3 7 - 1 3 9°C (Et 2 0-hexane) 
TC^flfM CC2 6 H 29 N 3 S • 0. 2 5H 2 0<!:tT) 

C (%) H (%) N (%) S (*>) 

mmm 74.33 7.08 10.00 7.63 
mmm 74.43 7.21 9.75 7. 5 0 
mmm 6 5 

1- (4 ho^>^ ;l/ ) — 4 — t°^< >J ^ N-^>XtK 
*)>1*JW</- h 1 . 0 0g^i^/-;H. 0ml ^ 
1 0 m 1 <Z>ri£&&K&ft?U 5*--^ ^r;H££T\ 7jc^|?fflM 

**A/y*y-*=4 9/1) r^^^cidckO. 1 - (4 
^-h0. 8 0 g^^fe/A^tUTff/co 
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1 - (4-7; JKyyjl) - 4 - b'^'J *J )\, N-^>Xh K 

16* 1 7 9 - 1 8 0 °C (CHsCN) 

5c*^*ftt (C 30 H 33 N 3 O 6 tbT) 

C (*>) H (H) N (K) 
Slfttf« 6 7.7 8 6. 2 6 7. 9 0 
^IHfi 6 7.5 3 6.3 0 7.8 7 

mm® 6 5 irffitiC UTETF<Dfl:-&tt£#fc 0 

mmm 6 6 

1 - ( 2 — T i JKyyji) - 4 - t'^ij ^ N-^>Xt F 

fiifHfc'&tt : 1- (2-— Yu^y'Jh) - 4 - h^OJ N- 
'OXb KU h 
flfe.& 1 78-1 79 °C(AcOEt-hexane) 
te^##H& (C 2e H 29 N 3 0 2 - 0. 2H 2 0iLT) 
C (96) H (X) N (*0 

SHIS 7 4.5 1 7.0 7 1 0.0 3 
74.52 7.02 9. 9 5 

H&lflJ 6 7 

4-b^'J^ N-^>XbKH*A/^-M. 0 7g© 
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h^57^ - C\*-*>/fft$exf-;U=3/2) TmU-ractii 
*-M). 7 8 g£&fe@#t LTf#*: 0 

:ti^^;-;n om l i:jg»u ^»7$?o. l 8 g^Jn*. 

^if;U-f;^bSfe B a H f5C 1 -7x_;l- 4 - 

4 g£&fe& B a H tL-n#fc 0 
K£ 15 3°C (CH 3 CN-E t ,0) 
TtMftVrm (C 2 7H 2 8N 2 O s tbX) 

C (*>) H (96) N (K) 
SUM 68.05 5.92 5.88 
6 7.9 4 5. 9 9 5.8 8. 

'gttffl 6 8 

1- (3--hDA;>i;;| / ) -4-bW;$>4/ N-^>Xh F 
U^*^/<y-h 2.5 0 g£x*y-;n 0 Om-1 >> - 

tK'J;^;M/-h2. 6 0g^If^tLm o l-(3 

*-M. 2 0 g®t&{tU-Cy 1 0m 1 mmz, h l )3-T)lTi 
>1. 3 8mlRtftt<fcT-fcf-*0. 3 5m 1 fcjTFU SSliT 
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-4-h'^'J:^ N-^>XhKU*^A7-M # 5 0g£ 

ft£x*y-;U-T-tr h- h V frfr ZZkiZJ: Q 1 - 

(3-T-tr** K^>^;U) - 4 - h°^< U N-'OXt K'J 
• i/a^HigO. 8 3 g**»fei#tttHft, 
1 23-1 26 "C (EtOH-CHsCN) 
7C^t#flH£ (C 3 oH 93 N 3 07 • 0. 5H 2 0tLT) 
C (») H (%) N (») 
gUifi 64.74 6. 16 7.55 
6 4.91 6.01 7.53 

sit. mmme s tmmizixnmmd 9©^i$i/: 0 
mmm e 9 

1 - [ 3 - $ >x;U*>T S K) - 4 - f^ij ^ 

115-1 1 9°C (CHaCN) 

C (90 H (*>) N (H) S (*0 

mmm 57.89 5.86 6.98 5.33 

5 8.2 7 5.6 2 6. 9 9 5.4 0 

mmm 70 

1) N-OXt KH-N-^W; >2. 6 0 g, MJif 
> 1 . 4 7 g©^^DD^«5 OmlC, *fc"F\ ? 
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It^ff (m/z) : (FAB) 2 7 0 (M + +1) 

(CDC I j , TMSftS**) 
'<5:1*26 (3H, t, J=7. 2Hz) , 
2. 7 2 (3H, s) , 
4.2 0 (2H, q, J=7. 2Hz) , 

6. 6 6 (1H, s) , 

7. 10-7. 5 0 (1 OH, m) ' 

K5 0ml IZ4. 8»j£*HJ*Ay F-^y-;uto 2 
.0ml *tt**ET«*Lfc 0 #bn/:^i:xfA 

>««7 0 m 1 *>J:CM -^>^;u- 4 -h'^'J SV-;H 99 
W^;^=5o/i) c t(ick0> l 
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H3. 3 0 g*3Tfe»tt«»t bxmtio C©9*>0. 5 3g£y 
5> J-)12 Om 1 CiiU 7t;H»1 2 9mg£iD;U 

• 77*ilO. 4 1 g£&fe!H* H E I l <bLTf#/c 0 
1 6 2- 1 6 4°C (MeOH-CHaCN) 
5u*£0ftt (C a iH >4 NiO. t LT) 

C (*) H (<X>) N (*>) 
Sifcte 70.17 6.46 5.28 
nWim + 69.93 6.50 5.24 

mmm 71 

1) h'j7x-;^7-i>l 5. 74gOfh7tKo77>g 
mi 2 Om 1 CT^^^^jgifi, *fcTVs>xfvl, TWijfitf 
*^U-h9. 4 5ml*l 0»BT»TU 4 ^llfftfc, 
SlEttir 1 4 - f^u ^y-;U5. 9 8 gcDfh 7 h 

Kd77>S«5 OmK ^*gfci£3. 2 m 1 £Ji(CffiTU MiS 
KT4l$ltl«#l r fc 0 EffiB£**(::a#fta:L^*£Jn;U 1% 

^®7jcT'»ai u/ce »5ftfc*i£&»7K*-f- h »; s atp h 9 1 

bn/;^i/'J*f;t/*7A^D7 hr 7 7-f - (?DD^i 
) T1t8-f fcctcj:^ S- (l -Oifji,- 4 - h*^'j >J)i) 
**T*t-Y2. 7 7 g£$3tfe@#£ Lrmz 0 
W&frtffm (m/z) : (FAB) 2 5 0 (M + + 1 ) 

^mm^n*^? (cdc 1 3 . TMswai*) 

5:1. 4 0 - 2. 4 0 ( 7 H. m) , 
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2. 2 9 (3H, s) , 

2. 6 0 - 2. 9 0 ( 2 H, m) , 

3. 4 8 (2H, s) , 

7. 2 0 - 7. 4 0 ( 5 H, m) 
2) S- (l-^>^;u-4-f^>J>?;U) ft7tf-h2. 
7 5 g (r tt^, Ltz 0 . 2 »J ^ A - j -Jimfoz Ju 

i:^i>2 0ol*»i, 9 1 gj^ff^ 

c<Z>«5-^ 5 0 0mg£y*y-*3 Oml tc«»U 77^»i 

0 0 m g £&fefftt H B H t LtHfc, 
K.6 115-11 6°C (E t OH-E t-,0) 
TC^fiftt (Ci.HstNjOsStUT) 

C (<XQ H (%) N (%) s (9tf) 
SHH 6 7.6 5 6.0 6 5. 2 6 6.0 2 
6 7.7 0 6.0 3.5.2 8 6.0 5 
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mmm 1 2 




1) N-A:>Xh K'J^7^U7; K9. 8 5 g&OU-T^y 
- 1 -sOiSJlt'sO) 7. 7 0 g© h;ux> iooml 

= 1 9/1) -C«f«-r*cticj:0. 
[ (1 -^>^-4-^'j^) Tjyl^Dh't^U'l 

N-^>Xt F 'J^- 3 - [ ( 1 -*>y*JA,- 4 -tr^'J 
7;;]yDft>7;F0. 8 5 g^7-^5m 1 l«U 

3- [ (1 -^>^;U-4-f^»J^;t.) T^y] yok't>7; 
K-2MMM0. 6 5 g^ifeW 9 tlt||fc 0 
14* 2 3 5 - 2 4 0'CM) (E t OH) 
Tcit##fM (C 2 8H 3 5N 3 OC 1 2 • 0. 5H 2 0tlt) 

C (fc) H (%) N (96) C 1 (96) 
66.01 7.12 8.25 13.92 
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Sfttt 6 6.3 0 7.0 4 8.3 6 1 3.9 3 

hyt Kd77> 1 0 0ml BMmz^ N-^>Xt KU;U- 3- 
C (1 -^>^-4-^»J.^) y] 7ot't>7; Kl 
0. 50g©fh7tFD77>l OOml^Igi: T3 o^ 

M^flrtt (m/z) : (FAB) 4 1 4 (M 4 + 1 K 16 7, 
9 1 

*»*#*;*^ hJl (CDC 1 3 , TMSnaWBp) 
* : 1. 3 4 - 1. 4 4 (2H, m) , 
1. 6 5 - 1. 7 4 (2H, m) , 

1. 7 8-2. 14 (6H, m) , 

2. 4 0 - 2. 4 7 ( 1 H, m) , 
2. 6 3 (2H. t, J = 7Hz) , 
2. 7 1 C2H. t, J=7Hz) , 

2. 83 (2H, d, J=12Hz), 

3. 4 8 (2 H, s) , 

4. 7 9 (1H, s) , 
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7. 1 6 - 7. 4 0 ( 1 5 H, m) 
3) N-OXt K'J;U-N' - (1 -<y>J)\,- A-\LO)i?)l) 
Y 'J t + Vy'JTl >4. 7 0 g&tfMxf-^T* >7. 30g 
^?dd^>5 Om 1 J&fttcfc&T, I2g 

T-«t«ff Ufco filS«Clfcft«»**^h ij.«>^**tt2 0 Om 

^ - (?an*;UA/y *y-;i,= 4 9/1 ) -CffiM1r%z biz£ 
Dl-^>AK';^-3- (l-^>^;i-4-bXij^) - 
2-**V\**b Kntru $y>0. 9 8g**fe»1*tti:l/t 

1 -'OXfc K'J;l/-3- (1 -^>^;U-4-h^'J^;U) - 
2-**7^+ffcKDe'J;'i?>0. 9 3g^;-A20m 

itw»pu ^^io. 2 4 g^jn^fc^ mm&ffiEEgzbn 

citK l -^>xt K'J 3 - ( l ->os>-fc- 4 - e^y y 

^) - 2-t*7^tbKoe'J$i;>. , 77^|iao. 4 0g 
&m&&&t LT'&tz 0 

M& 1 1 8-1 20 "C (E t OH-CH 3 CN) 

7C^##fH (Csj'HsTNa 0 5 -1. 2 H2O t LT) 

C (96) H (96) N (%) 

68.66 6.88 7.28 

M&ife 68. 8 0 6. 81 7.48 

mmm 1 3 

1 - (3 -— hv<>i?J\,) - 4 - f J)l N-OXb K 

8 o 
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U h 2 . 5 Og^x^y-;n 0 Oml&OV* J- 

F'J^#;l^V- h 2. 4-0 g*»fc. COO. 6 0 g£x* y- 

*fr5ff8*T*;: ! fcfcJ:*K i- (3-7;M>^) -4- 
^>J^-^>XkF'J^;My-F. 2fg^ig0. 23g 

M& 2 1 5 - 2 2 2°C (CH 3 CN-E t 2 0) 

TC^tffffi (C 28 H 31 N 3 0 2 C 1 2 • 0. 2H 2 0 t LT) 

C (96) H (96) N (96) CI (96) 

SUffl 6 3.4 7 6.4 3 8.5 4 1 4.4 1 

mtt 6 3.3 5 6.4 2 8.5 1 1 4 R a 
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mmm i a 

y7iiA| »fl. 8 5g, h»;x^;UT^ >0 . 4 9gOhA 
i>»«25nli:^7x^iJ>|7J?Kl. 2lg^jD^ i 

SJt^L/:^ 3 a- 8 8 -riff^o [3 

2. 13 3 -*-*<). 8 7g*JiML 6WlDiMtt 

M***M 7jc, Ufc. 

>-*=Vo/l) T**r*c*KJ:<K 3a-8-^- 
8-Tiftfi/?n [3. 2. . 13 ***-8— f* N — OXt 

5 m 1 *fc*.ftg*m,*:flK y j; OUfceVf 6 C 

fcKAtK 3a-8-^>s;^-8-T-!flf2/^a [3. 2. 1] 

MA 2 7 7 - 2 7 9'C (E t OH-H.O) 

7cX#9Ptt (C»,H,,N 2 0 2 C 1 t LT) 

C (*>) H (H) N (SO CI (96) 
Sl&ffl 72.32 7.15 6.02 7.62 
*M« 72.55 6.87 6.05 7.52 

x»fl7 4 tmmtzLTSTFoxmmi soit*****. 
nmm 1 5 

3fl-8-yf^-8-7ff^D[3. 2. l3***-3 
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ft£ 2 9 7 - 2 9 9 °C (#M§) (EtOH) 
TtXAttik CC 22 H 27 N20 2 C 1 tLX) 

C (96) H (*>) N (96) C 1 (X) 
SUM 68.29 7.03 7.24 9.16 
68.11 7.19 7.28 9.28 

§SJfi0l7-6 

2>7xi*|»l. 2 7g, HJi**7*>0. 7 3g0h^ 
i>*«4 0ml (CSfiCT^7x-^»j>aT 2 ;K 1> 4 2mI 
**TL* 1. 5WHiSLfc 0 Efc«*M*T»*ILfc«, 
3^-8-^>^-8-T1fe2/iro"[3. 2. 

o*W^;-^l 0 0/1) Tl»«r*CfcKJ:<K 3£ 
-8-^>s;^-8-T1flf5/^D [3. .2. 1] ***- 3 --r 

V"* 30 »l U 4 mXMtofcX- i . 

2ml *»**ET»*Lfc. »*ftfc»«x* 

-x-f* J: OttfiftLfcH, x* y J: * c frti J: 

0. 3^-8-^>^-8-T1flfj/^D [3. 2. 1]*** 
>-3— N-^>XtKU^*4,/<y-h.» ttl> 0 7 

Hi* 2 2 7 - 2 2 8'C (E t OH) 



9 1 

BNSOOC1D: <WO_950663SAI.I.» 



WO 95/06635 



PCT/JP94/01436 



TzmftftW (C 28 H,,N 2 0 2 C 1 t LT) 

C (96) H (96) N (96) CI (96) 
SUM 72.63 6.75 6.05 7.66 

nmm 72.49 6.82 6.os 7.76 

nmmi stmmzbxEiTQtmmi irzjh soft**** 
tz 0 ' ■ 

mmm 7 7 

MA 1 7 6 - 1 7 8'C (CH,CN-Et 2 0) 
Ttm^m (C 25 Ha 0 N 2 O,tLT) 

C (K) H (96) N <*). 
66.06 6.65 6.16 
65.73 6.61 6. 16 

nmm i z 

1 - C (6-t Ko***?-*- 2 -ei) S>;|,) *?^] -4- 

WM<t£®: 6 -7o^yf;[,- 2 - b'»J 
ifc* 13 1-133'C (EtOH-Et.O) 
7C^##Ht (C 2 ,H 31 N 3 07i:l/T) 

C (K) H (*) N <fc) 
Silffi 64.48 5.99 8.06 
^ffl 64.20 5.92 8.06 

mmm 5 3 &r*cz LTtxronmm 7 9 8 3 o«:*tt£ft 
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nmrn 7 9 

1 1 6- 1 1 7-C (CHsCN-E t 2 0) 
^##rffi (C 30 H 34 N 2 O 6 • 0. 2 5H 2 0<i:LT) 
C (JO H (*>) N (96) 
68.88 6.65 5.36 
68.58 6.80 5.64 

0 

1 - fA~ (I — t*o 'J ^- ,1,) AC >i?;U] _ 4 _ t .^. i; ^ 

SCWft^tt : 4 - ( 1 - fo ij a:> X T/Ux t K 

1 3 5 - 1 3 8 'C (MeOH- i -Pr 2 0) 
TC^tffte (C 3 oH 3 7N 3 0 2 C 1 2 • 0. 7 5H 2 0tLT) 
C (96) H (96) N '(96) C 1 (96) 
64.80 6.98 7.56 12.75 
64.89 6.82 7.58 12.68 

1 

l-(3-tFD + ^>^). 4 _ tXlji;A N _ 

H£Ht:£$l : 3 - h Kn + i/^>X7;l/ft K 
H& 15 1-15 2°C (EtOH-Et.O) 
TC^ffffi (C 2 ,H 3 oN 2 0 5 • 0. 2 5H 2 0tLT) 
C (96) H (96) N (96) 
70. 20 6. 42 5. 90 
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n&m 70.19 6.28 5.83 

nmm 8 2 

l-(3. 4-^kKD + ^>^) - n- 



S*£ 1 9 0 - 1 9 2°C (CH 3 CN) 
7c^##HS (C 2 «HjgN,04 • 0. 2 5H 2 0i:LT) 
C (90 -H (K) N (*>) 
SUffi 71.46 6.57 6.41 

nmm ix.za 6.45 6.52 

1 - [ <8-ji**-2-hry 5MO -4-tr^'j^ 

®»ffc-&tt : 6-^^;l/-2-b*';^>^;|,X;i,7=t: K 
1 5 8 - 1 5 9 r (E t OH) 
jc^##HI (C 3 oH 3 3N 3 O s i:LT) 

C (*>) H (*>) N (96) 
SUM 67.78 6.26 7.90 
n&m 67.90 6.37 7.90 

nmm 8 4 

6 0 g. 3-ft7x>*«ftK0. 4 0ml©l, 2-'J 
Inn*? 2 0 m 1 iZ h V Tiz Y^r^mit^m± h tf * 

^ 2. 9 2 ***a-e*woin*, Mr-am* Lfc 0 scsfc 




9 4 



8NS0OCID: <WO 950663SA tj_> 



WO 95/06635 

PCT/JP94/01436 



(^n*W^;-, = 50/1) "M**^ 

ft 6ft*H**T* M - ,^ ^fc^ 

K * »,< jt-h.is^mu. 5 3 g ^ bxmtZo 

®& 1 2 8- l 3 or (CH 3 CN-Et>0) 
7C*dfff (C«,H t ,N,OiS • 0. 2 5H 2 0£LT) 
C (%) H (*) N (96) S (*>) 
62.32 5.73 5.59 6.40 
62.35 5.62 5.55 6.57 

satis 4 tmmr^xmommmz snms do(t*m** 

tc 0 



5 

1 8 6 - 1 8 7 'C (EtOH-Et.O) 

7C^#fi[ (C,7H,.N 2 0,S • 0. 2H 2 0<i:LT) 

C {%) H (90 N (<K) s (*>) 

63 - 07 5.96 5.45 6.24 

!* 63.13 5.98 5.40 6.26 
6 



1 ~ (5 2^.=.*) -4-e^»;^ N-a:>X 



9 5 
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■ ** 2 0 1 - 2 0 2'C (CH,CN-Et,0) 
7c^#*fHS (C 2 7H 30 N,O 8 S t LT) 

C (%) H (K) N (*>) S (96) 
SUM 63.51 5.92 5.49 6.28 
Sfttt 63.57 5.82 5.42 6.36 
Hitft 8 7 

1- (5 --hn-2-x-;lO - 4 - b'^'j ! J)\, N-'OX 

Wmt&A : 5 ho - 2 -ft7i>*;k^ft K 
K£ 1 3 3 - 1 3 5'C (EtOH-THF) 
TtmftVrm (C24H 2 ,N,0«SC 1 iLT) 

C <K) H (*) N s (X) CI ■(*) 

Slltt 59.07 5.37 8.61 6.57 7.26 
58.99 5.38 8.52 6.37 7.31 

mmm as 

1- ( 1 H-b*n-;U- 2 -^;M5 L ;l>) -4 -h'^'j^^ N 

J£ftffc-£4iJ : 1 H-b'n-^-2 -ti)l/<)l : ft. K 
Ife* 1 8 1 - 1 8 2-C (E t OH) 

7U^#0r4£ (C J6 H 29 N 3 0et LT) 

C-(K)' H (K) N (<X) 
Slfttt 65.12 6. 10 8.76 
m&m 64.82 6.00 8.82 
HJfifll 8 9 



9 6 
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:l-y^-iH-fo^-2-^ W t K ' 
it* 1 5 5 - 1 5 7«C (ft®) (MeOH-CHaCN-E 
t,0) 

Tt^frVrm (C^Ha.NaOs • 0. 2H 2 0tLT) 
C (%) H (96) N (%) 

mmm 65.23 6.37 8.45 

65.24 6.34 8.40 
. 64g 3-*y>.j5>y-*o. 4ig0^x>B M , 5 

nili:7^>^T, *ffkth^A0. 0 2g*to*, 14 
0TCKT4«T* * 9 J 5 1*®$*: Lfc. 

*M*?*tpu ***«*Tft»u **W^hy^AT« 

^ D7h ^^- (;dd^a/^;^ =20/1) t . 
IMWSCfcKJ:^ 3-*?* us;-*' N- (a-i/9n7* 

*i*^;-*10nili:ttu 77*io. 13g*Jn^* 

1 5 5 - 1 5 6 'C (MeOH-CH 3 CN) 
TC^^-WIt (C 23 H3oN 2 0 8 • 0. 25H 2 0ttT) 
C (K) H (K) N (X) 
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3Ifcfi£ 63. 51 7.07 6. 44 
£9fctt 63. 58 7.00 6.42 

mm 9 o tnm\z ltbitoshkh 9 1 ext*****. 

nmms 1 

».£ 1 5 0 - 1 5 2"C (MeOH-CH,CN) 

Tc^^fffi (C 2 .H 34 N,O s «i:LT) 

C («■) H (X) N (96) 
mum. 68.00 6.93 5.66 
^&1B 68.06 6.98 5.62 

nnm 9 2 

8 6g, H*Ki*iJ">A0. 7 6 -gOj;yfA*^7; KSS 
&2 0m 1 (CN- [4 - /^,|,) 
*] M/!7**DT-tr*$ F0. 7 0g(Dyym*A7SKjg 

/DT^StKtCtO, 1- [4 - (F'j7^tD7t^; 

'*>-M. 3 1 g£&fe@#£LT#fc 0 ;ni:^;-^2 o 
mK*4oK Ri»'J->/.o. 2 0gm, 6 S$mm 

9 8 

BNSOOCID: <WO 9506635A1J_> 
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ft Aft $ x j y - * - s>x * - f - ^ffuJi^ 5 c t ( - 

J:0, 1 - [4- (7 5;^*) -4-tr^, jy ^ 

MA 1 9 7 - 1 9 9 'C (EtOH-Et.O) 
5e^t}#H£ (C27H 3J N 3 0 2 C 1 2 • l . 5 H 2 0b LT) 
C (K) H (<*) N (*>) C 1 (5X0 
SUM 61.25 6.85 7.94 13.39 
*mm 61.31 6.47 7.89 13.33 

8 Og, ^'J^o. 9 5g©T*hxHi*BMn omi 
K5-*rnny**-N_ M***C:/X-f 0 . 9 9g 

M&***TifcfrU **«M*M*i»TI«tU « 

(;dd*W^;-a=8 0/1) SCfci: J; 

1- (N-h'jfA- 5 ^>X^y/.j;Mf;t,) -4-t^ 
V** N-^>XtKU*My.M. 5 8g*»fc 0 cft' 
^th>2 0mli:S«?U litil5inim, M-C2 
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SCtKJ:^ 1- (lH-^>X-r$^*/-;b-5->^y^^) 

0.8 1 **fcfefcfi£LT»fco 

K£ 2 4 1 - 2 4 2'C (i-PrOH-Et 2 0) 

7C*fl , #fft'(CtTH»oN 4 OiC 1 i • 0. . 5H«0t LT) 
C (96) H (96) N (96) CI (96) 

mmm 62.07 5.98 10.72 13.57 

Xmm 62.46 5.89 10.62 13.51 

mmm 94 

'</-h0. 4 5g©2-^;>jg«5nli:3^^o. 
0 8ml **TU »?2l»nft#U *rffiLfc»J|*»RUfc 

2-^;>Tftmcti:j:!)., 3- [ [N- {a-z/9 

•J5>-*A 0. 6 3g**felS*fcl/t»fc. 

Ifc£ 2 4 5 - 2 4 7'C (5M?) (2-^^y» 
TC^ffit-CCftHjjNiOt 1 tUT) 

C (96) H (96) N (96) I (96) 
ggfttt 54.55 6.87 5.78 26.20 
gfttt 54.56 6.78 5.79 26. 10 
H5fi0iJ 9 5 

3^-8-^>y^-8-T1ft"'i/^n [3. 2. \}*??- 
3->OU N-^>XhKU*W-Fo. 5 2 gO 2 -7* 



l o o 
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4ml*j»TU 5 O'CT-3 0»L/J lf:5Wt _^ 
^-8-7^7h^a[ 3 . 2. I } t , * - 3 _ j » N 

2 4 1 - 2 4 3 -C 
5E*»«fi[ (C 29 H 33 N 2 0 2 I tLT) 

C (JO H (H> N (%) i (%) 

61.27 5.85 4.93 22.32 

61.09 5.78 4.86 22.43 

saw* 6 tmmizbxvTQxmmd sms 7e><t**** 

nmm 9 6 

2 11-2 1 2°C CEtOH-E.t, 0) 
^3t##rte (C 2 ,H 2 »N 2 0 2 CI -0.25H 2 OtbX) 

C <H) H (*) N (*>) c 1 (*>) 
SUM 65.03 8.05 7.58 9.60 
65.07 7.93 7.59 9.79 

mmm 9 7 

2 4 8 - 2 5 it (E tOH-E ti 0) 



1 0 1 
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fb%ftVr& (C 21 H 25 N 2 0 2 CI -0.25H, 0 t LT) 

C (96) H (96) N (96) C 1 (96) 
Sttffi' 66.83 6.81 7.42 9.39 
66.98 6.71 7.49 9.43 
ftlftfl 9 0 ^n«it= LTjaT©**« 9 8 fttf 9- 9 (Dfcfrtt** 

mmm 9 8 

(3R) .-3 N- (a-^o^,^^ 

®«fk^tt: (3R) -3- + ??^;-^ 
1 1 6 - 1 1 7°C (CH, CN) 
fzM^Vfm (C,,H28N 2 02 tbX) 

C (96) H (%) m (96) 
72.58 8.33 8.91 

nmm 72.54 8.34 8.90 
nmm 9 9 

3^-8— <>>f;i,-8-T1fh^^o [3. 2. 

lR**fk^tt : 3 £- 8 -'Oi^t,- 8 -T^h^n [3. 2 1] 
*?*y-Z-*-)\, N— (a -i/? a? 

^Jl^y-^fl) tfJVy</-h 
ife* 1 7 8 - 1 8 0 °C (AcOEt) 
TC^SffiS (C 28 H34N 2 0e -0.2H 2 OtLT) 
C (%) H (96) N (96) 
«M 67.51 6. 96 5.62 



1 0 2 
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67.55 6.98 5.67 

Mt&m i q o 

N, N ' - : J (4-)DD^>Xh KU*) £* 6 . 9 4g i 
-^^- 4 -t^^;^ 7 . 5 2gOh*x>«a|« 1 6 
Oml<:*^M*A (60%) 0. 2 8gm, 4 BP« 

^nvh757^- (^dd^a/^;-^! 0 0/1) T 
HWSCfcKJtK 1 -^>^-4-f-OJi?,|, N-(4- 

y - * J: 0 * IS A r 5 C * tc j; ^ o . 8 7 g A ttXW 

1 32-1 33 "C (Et OH) 

jtmftmm (c*,h„n,o, cittr) 

C (96) H (%) N (*) C 1 (M) 
71.80 6.26 6.44 8.15 
71.68 6.19 6.42 8.30 

Mm loi 

4-e*i;jM, N-^>XtK'j^ W -h 2 . 4 0g© 
T*hxM*3'0ml MKTS, 

**niJK2. 0 1 g&tffc*&&#.;*A2. OOgfcjD*., 1 

3i»««»Lfe 0 ****** u 

3/2.) TftWSciKj:^ i-( 3 , 

- 4 - bT"* tf SM, N-^tKij^^-M. 9lg£ 



10 3 



WO 95/06635 



PCT/JP94/01436 



WRfttm (m/z) : (FAB) 491 (M* + 1 ) 
>;KC DC1 , . TMSMB**) 
5:1. 6 0 - 1. 8 0 ( 2 H. m) , 

1. 8 5 - 2. 0 0 ( 2 H, m), 

2. 2 0 - 2. 4 0 ( 2 H, m) , 
2. 5 5 - 2. 7 5 ( 2'H. m) , 

. 3. 6 0 (2H, s) , 

4. 7 0 - 4. 8 5 ( 1 H. m) , 

5. 2 9 ( 1 H. b r, s) . 
1 96 (1H, s), 

7. 2 0 - 7. 4 0 ( 1 OH, m) , 
7. 6 5 - 7. 7 5 ( 1 H, m) , 
7. 8 0 - 7.9 5 (2 H, m) 

mmm\ o 1 tmtzbxsiTomnmi o 275S1 o 5©<b^ 

10 2 

1- (3--ho<>^) - n_ (a-->? 

Wmt%% : 3 h n^> ^;p^ a ij K 

K£ 1 0 4 - 1 0 6 'C (E t OH-E 1 2 0) 
TC^flfiT (CmHiiN, 0, • 0.25H 2 QtLX) 
C (%) H (96) N (*>) 
SUfiS 60.28 6.13 8.11 

1 0 4 

BNSOOCID: < WO 9 50663 SA I J _ > 
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M&H 60.19 6.05 8.17 
Mlfoffl 10 3 

3/3-8- (3-iho^>^) -8-T1fes/^ 0 [3. 2 

3£-8-7tflf^n [ 3 . 2. 1] *?*-Z- 

1 5 2 - 1 5 4°C (E t OH) 
7L^##fl[ (C 3 oH 3J N 3 0 8 tbX) 

* C (JO H (*>) N (<*) 
SH« 64.16 5.56 7.48 
^® 64.04 5.44 7.46 
^&fe0»J 1 0 4 

3£-8- (3--hn<>^) -8-T-tffi/^o [3. 2 

-13 ^r^^ — 3 — r^u n- (a->>^D^M>^) #,t, 

W^iti^® : 3 --FoA;>y;^ D ij ^ 

3 £ - 8 - T «f t> ? d [ 3 . 2. 1 3 * ? * - 3 - 

M^«ftf (m/z) : (FAB) 4 5 0 (M* + 1) 
^*»|^n/i (CDCh, TMSftttff*) 

6:1. 62-2. 1 4 ( 1 4 H, m) , 

2. 52-2. 62 (1 H, m), 

3. 14-3. 2 2 (2H, m) , . 



1 0 5 
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3. 6 6 (2H, s) , 

4. 5 2 - 4. 6 2 ( 1 H. m) , 

4. .8 4 - 4. 9 4 ( 2 H. m) . 
7. 2 0 - 7. 3 4 ( 5 H, m) , 
7. 46 (1H, t, J= 7. 9Hz) , 

7. 7 0 (1 H. d, J = 7. 3Hz) . 
,8. 0 9 (1 H. d, J=7. 9 Hz) , 

8. 2 6 (1H, s) 

nmm i o 5 

1 5 5 - 1 5 6 *C ( E t OH) 
TtMfttir® (C 32 H 32 N2 Ot t LT) 

C (*>) H C*>) N ($0 
SUM 80.64 6.77 . 5.88 
mm®. 80.66 6.84 5.88 

xnm 1 4 tmmz lt ziTommm 1 o 6 t^m i o 8 o<t4® 
mmm 1 o 6 

3^-8-T1fh-i/^o [3. 2. l]***-8--OU N- 

• flWflWfrtt : 3 J3- 8 -^>^;l/-y-»f d [3. 2. 1 ] * 
?*-3--C;l, N-'OXtKUWy-h 
®* 1 9 9 - 2 0 l'C (EtOH-Et, O) 
7c^£ffrte (C 21 H 25 N 2 0 2 CI • 0.5 H t OtUT) 

1 0 6 

SNSDOCia <WO 950663SA)J_> 
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C (*) H {%) N (96) CI (%) 

66.05 6. 86 7.34 9.28 

Mm 65.94 7.05 7.32 9.03 
10 7 

3*-8-Ttf t -^o [3. 2 . l]*^- 3 -^ N- 
^mt^: 3^-8-^>^;u- 8 _ 71ft ^^ D [3 g n 

li^t Cm/z) : (FAB) 3 1 5 (M + + 1 ) 
»WI*«^-C^ (CDC 1 , , TMSrt««») 

: 1. 6 0-2. 1 2 (1 3H. m) , 

2. 5 2 - 2. 6 2 ( 1 H, m) , 

3- 0 0 - 3. 2 0 ( 2 H. m) , 

3. 6 2 - 3. 7 0 ( 2 H. m) , 

4. 5 0 - 4. 6 0 ( 1 H, m) . 

4- 8 2 - 4. 9 8 (2 H, m) , 
7 - 16-7. 3 2 (5H. m) 

Mt&m 108 

l 4 2 - 1 4 4 °C (EtOH-Et, 0) 
TtmfrVt® (C l7 H 25 N, 0 2 CI -0.25H, OtbX) 
C (*0 H (96) N (96) CI (*) 



1 0 7 
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mmm 62.00 7. so 8.51 "~ 10.76 

nik* 62. 12 7.74 8.49 10.95 

mmm 109 

3*-8-7tftfS/*n [3. 2. 1] ***-3— f* N- 
^>XtKH*^-F.iM 0> 5 0g, 3-ft7x> 
*WfbK0. 1 8g®l, 2-^7DDi^^ 10n)] 

KMTirh + ^K^ffc^^MSAO. 9 5 g^fi.-rotu 

TK^-f h 'J A7K*tt* Jfli pH9tU ? n n ATttitt L/c 0 

U &7klB!&^ h y ^A-efcilLfcSK 

T'??*- (?dd^?dd,ua/^ y-;i/= 100/ 
1) TttS-T^c tdckOs 3 £- 8 - (3 - -8-Tif 
fi/^o [3. 2. 1] *?*-3-^f;u N-OXtK'jy^ 
*-V-ho. 5 5g^/; 0 :n*x^;-*i 5mli:»»u 
1 4 g^fin^, »Jfc£ttEETa*Ufc. *#£n/c@ft 

£- 8 - ( 3 -f--*) - 8 -Tlf k"S/*o [3. 2. 1]*?^ 
-3->f^ N- ^>Xh K'J h • 77;HHo. 5 

3 g LTff fc 0 
it* 1 07 - 1 0 9 'C (E t OH-E t 2 0) 
7t^£flHS (C3oH,,N, 0. S -0.75H, 0 1 LT) 
C (fc) H (*0 N (.«) S (*0 
Si&ffi 64.10 6.01 4.98 5.70 
£H4ft 63.95 5.88 4.92 5. 74 
1 0 



1 0 8 
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h-MttO. 5 0g, 3-ft7x>^ W hK0. I8g 
©1. OmlKMrth + s/**^ 

DHA^op*w^;-* a5 o/i) -car«r*ct 

CckO, 1 - (3--f-;lO - 4 -t^, JSM , N- (a-^ D 

**c>**) • 77^igo. 6 1 g«ift« fl H 

■U 1 6 2 - 1 6 3 *C (MeOH-CH, CN) 
7C*^#ftt (C l ,H„N, 0 6 S t LT) 

C (H) H (K) N (») S (96) 
62.38 6.44 5.60 6.41 
62.00 6.37 5.49 6.42 

nnmi 1 1 

>*jtf 10ml CM? h »J Tir fc-r h <J 

•7 AO. 9 5 gZ'P&f^to^ Mt?-WI*Lfc. fii6«(ift 



1 0 9 
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1 ) 'CtitUt SCtdckO, 1 -7)17 U ^- 4 - f^ij N 

■T^CirCckO. 1 -7;l/7'J;U-4-b*^»J^;i N-(a-> 
• 1 6 6 - 1 6 7'C (CH 9 CN) 

jtmfrvfm (c 2 «h J2 n 2 o 7 ttx) 

C (*>) H <K) N (*>) 
Sllfil 64.45 6.66 5.78 
M&m 64. 17 6.60 5.75 

mmmi 1 1 t^KLTJKTaiiJSflii 1 2xcm-i z%mz 0 
nmm 112 

1 - (2. 3-5>fc Kd-5-^>i/ [b] 77-;MfA) - 

IWfcfctt: 2, 3-^hKo-5-A;>«/ [ b ] ^>^^ ;1 , 
fbF 

K.& 1 2 1-1 23'C (EtOH-Et 2 0) 
tc^##H£ (Cj2H34N 2 0 7 - 0.5 H 2 OirtT) 
C <K) H (96) N (*0 
SUM 67.71 6.21 4.94 



i l o 
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67.56 6.08 4. 87 

M^fflt (m/z) : (FAB) 5 0 3 (M* + i ) 

5 13 (6H. t) . 

4-5-1. 6 0 (2H. m) , 
1 ; 7-5-1. 90 (2H, m) , 

2 - ' 10-2. 15 (2H. m) , 

2. 6 0 - 2. 7 0 (2H. m) , 

3. 2 9 (2H, s) . 

3 - 4 0-3. 6 0 (6H. m) . 

4- 5 0 - 4. 5 5 ( 1 H. m) , 

5- 4 5 (1 H, s) , 
5. 8 6 (1 H, d) . 

7 - 2 0 - 7. 3 5 ( 1 4 H, m) , 
8. 2 1 (ih. s) 
^fl&ffill 14 

1- (i-^t. + ^H^^ -4-t^U^ N- 

ri. 1 ^ gOT-tr h>^ 3 5m ! ( - 

•ItLfc* ftfrttft***- h *A**««I*p H 9 1 



1 1 1 
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Wmfttf® (m/z) : (FAB) 4 2 9 (M*+1) 

h;U (DMSO-de . TMS 1*^*130 
5:1.4 5 - 2. 0 5 (2 H, m) , 

1. 7 5 - 1. 9 0 (2 H, m) , 

2. 10-2. 2 5 (2H, m) , 

2. 6 0 - 2. 7 5 ( 2 H. m) , 

3. 5 6 (2H, s) , 

*. 5 0 - 4 . 6 0 ( 1 H, m) , 

5. 8 6 (1 H. d. J=8. 0Hz) , 

7. 2 0 - 7. 2 5 ( 2 H, m) , 

7. 2 5 - 7. 3 5 ( 8 H, m) , 

7. 5 3 (2H, d, J=9. 2Hz) , 

7. 8 7 (2H, d, J=9. 2Hz) . 

8. 2 5 (1 H, d, J=8. 0Hz) , 

9. 9 8 ( 1 H. s) 

^nm 115 

. 1 - (4 Atly'JA,) - 4 - b*^»J *JA, N-^>Xh 
Ktf -M. 30g, ^^f^7;>.^ 0 ..06 

h y *a o. 4 5 g^mr^ta^ tfiT-»« 



1 1 2 
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<^>K i- - 4-t^>; 

■W 2 4 2 - 2 4 4'C($®) (EtOH-Et, 0). 
nxatim (C 29 H, 7 N, 0 2 CI, -H, 0 1 LT) 

C <*) H (%) N (%) C 1 (*) 

63 -50 7.17 7.66 12.93 

63.53 7.08 7.60 12.86 

15tRI*i:LTHTO*a«i i eoft^^^ 
116 

»A 2 2 7 - 2 3 0 'C (E t OH- E 1 2 0) 

^*ff*CC,.H„N,o,Cl. .1.5H. OfcLT) 
C <*) H (*) N (96) CI (%) 
61-87 7.05 7.73 13.05 
'** 62.17 6.99 7.67 12.73 
117 



1 - C3--hD^>^) -4-fc*»;sM, N-( a -S/ 



J J 3 
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1 C7*-- y ^r;H3pa-F % **»H«+aaKT4lHia#Lfco 

x* /-A.i:*pt, 4 UlkfkTkX- i m 1 *» 
*«*»ET«*Lfc, »£ftfcH**x*y-,u Jaffna 

».& 188-190 *C(Et OH) 
TC^^flt (C24H33N3 0 2 C 1 2 -0.5 Hi Oitt) 
* C <K) H (K) N (%) CI <*) 
60. 63 7.21 8.84 1 4.91 
60.47 7.33 8.72 14.71 

HJtflll 1 8 

3£-8- (3-iho^>^) -8-Tift*S/^D [3. 2 

6g<Di*y-*»a«2 0mlt7i-i,nm, 7jc^# 
H«*SaKT3Nrna*Lfco 7*-i^A«i|, gg£ 
«ET«*Lfc 0 bftfc8S*x^y-^2 Om 1 i:SBU 4 

£-8- (S-TSyos;*,) - 8 -Tlf tfj/^o [3. 2. 1] 
N-'OXfc K«; h . 2£®ig0 

. 3 6 g^ifettfliltllfc, 
US 2 3 8 - 2 4 O'C (E t 0H-H 2 0) 
7C*£*Hi (C 2 ,Hj,N 3 0 2 C 1 2 • 0.5 Hi O t LX) 



1 1 4 
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C (96) H (96) N (96) Cl (96) 
mm ® 6 4.24 6.55 8.03 13.54 
64.14 6.64 7.79 13.15 

nmm 119 

3/?-8- (3--Ma; > ^ ) -8-T*e*/* D [3 2 
ST^M*******^ fee 5 * - - y y 

*-*K:J:*>ttf*«8*-8- (3-75M> W -8-Tif 
C3. 2. 1] ***- 3 --fA, N- (a-s/^ D ^- 
^ h. 2 »Mi. 7 Q g t L 

^ D[3 - 2 - l3*>*-8--r* N- (a-{/?Dm 
-O^IO 2 MHO. 2.6 2^^^ 

1 8 3 - 1 8 7*C ( E t OH-CH, CN) 
7C*«*f« ( C 2 s H 3 s N j 0 2 C 1 t -0.75H, OfcLT) 
C (%) H (96) N (%) C 1. (fc) 
61-72 7.27 8.30 14.01 
61.60 7.07 8.27 14.04 

1 2 0 



1 1 5 
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?>r- (>dd*u/^;- VNH4 OH=20/l/ 0 

*A 119-1 20'C (CH 9 CN) 
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SUfe 69.30 6.82 H.15 
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3. 2 0 - 3. 8 0 ( 6 H, m) , 
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4. 10-4. 4 0 ( 1 H, m) , 

4 . 8 0-5. 1 0 ( 1 H, m) , 
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».£ 1 2 8 - 1 3 0 e C (CH 3 CN-i-PrOH) 
7C*£«rtt (C„H„N 4 0, -0.5 C, H. 0 -0.5 H 2 Ot 
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C (96) H (%) N («) 
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mmm 63.56 6.55 9.82 

KM##HI (m/ 2 ) : (FAB) 4 3 1 (M + + 1 ) 
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